C 29 H 26 N 2 O 3 , triclinic, P1 (no. 2), a = 9.6533(8) Å, b = 11.3185(9) Å, c = 11.4469(10) Å, α = 83.747(3)°, β = 85.810(2)°, γ = 71.445(2)°, V = 1177.65(17) Å 3 , Z = 2, Rgt(F) = 0.0464, wR ref (F 2 ) = 0.1621, T = 296(2) K.
CCDC no.: 1960110
The molecular structure is shown in the figure. Table 1 contains crystallographic data and Table 2 contains the list of the atoms including atomic coordinates and displacement parameters.
Source of material
A mixture of palladium acetate (10 mol%), tricyclohexylphosphonium tetrafluoroborate (20 mol%), pivalic acid (30 mol%), potassium carbonate (0.40 mmol), and the benzofuran-2-carboxamide (0.2 mmol) [5] in degassed anhydrous dimethylacetamide (4 mL) was heated at 383 K for 30 min. After cooling, filtrating, and evaporation of the *Corresponding author: Weiwei Han, College of Chemistry and Chemical Engineering, Xi'an Shiyou University, Xi'an, Shaanxi 710065, P.R. China, e-mail: vivien2014@xsyu.edu.cn. https://orcid.org/0000-0002-9500-5589 solvent, the residue was purfied by column chromatography on silica gel eluted with ethyl acetate and petroleum ether (333-363 K) to afford the title compound in 73% yield. The needle crystals were obtained by slow evaporation of the solution at room temperature.
Experimental details
H atoms were placed in calculated positions with C-H = 0.93-0.98 Å and N-H = 0.86 Å and refined as riding with U iso (H) = 1.2Ueq of the carrier atom.
Comment
Dihydrophenanthridines are prevalent structural units in many natural products and biologically active molecules [6] , and their syntheses have attracted much attention [7, 8] . As a continuation of our work on post cyclization of the Ugi/Rap-Stoermer reaction product [5, 9] , here a novel dihydrophenanthridine was designed and synthesized. Similar to the related dihydrophenanthridine [10] , the titled compound substituted with benzofuran-2-carbonyl moiety was synthesized via a Pdcatalyzed intramolecular direct arylation [11] . The crystal structure analysis revealed that geometric parameters of the title compound (cf. the figure) are in normal ranges. The title crystal structure contains a benzofuran moiety p1 (C22-C29 and O3), biphenylmoiety rings p2 (C2-C7), p3 (C8-C13), and a cyclohexyl ring p4 (C15-C20) exhibiting chair conformation. The dihedral angles between them are as follows: p1 and p2: 53.8°, p1 and p3: 64.5°, p2 and p3: 19.4°. In the title structure, there is an intermolecular N2-H2· · · O2 ii (1 − x, 1 − y, 1 − z) hydrogen bond, through which the title compound dimerizes with its adjacent molecule.
